C 36 H 30 IOPSn, monoclinic, P21 (no. 4), a = 9.7251(6) Å, b = 17.3609(11) Å, c = 10.0542(6) Å, β = 114.379(1)°, V = 1546.16(17) Å 3 , Z = 2, Rgt(F) = 0.0113, wR ref (F 2 ) = 0.0301, T = 296(2) K.
Mo Kα radiation (0.71073 Å) µ:
1.90 mm −1 Diffractometer, scan mode:
Bruker SMART APEX, ω θmax, completeness:
28.3°, >99% N(hkl) measured , N(hkl) unique , R int : 19627, 7642, 0.015 Criterion for I obs , N(hkl)gt: I obs > 2 σ(I obs ), 7603 N(param) refined : 361 Programs:
Bruker [1] , SHELX [2, 3] , WinGX/ORTEP [4] Source of material All chemicals and solvents were used as purchased without purification. The melting point was determined on a Meltemp II digital melting point apparatus and was uncorrected.
The IR spectrum was obtained on a Bruker Vertex 70v FTIR Spectrometer from 4000 to 400 cm −1 .
Triphenyltin iodide was prepared from the reaction of triphenyltin chloride (Merck) with sodium iodide (Sigma-Aldrich) [5] . Triphenyltin iodide (0.48 g, 1 mmol) and triphenylphosphine oxide (Sigma-Aldrich; 0.27 g, 1 mmol) in chloroform (30 mL) were refluxed for 2 h. After filtration, the filtrate was evaporated slowly until yellow crystals were formed. The crystals were filtered, washed with a minimum amount of hexane and air-dried. Yield: 0.21 g (28%). M.pt:
Experimental details
The C-bound H atoms were geometrically placed (C-H = 0.95 Å) and refined as riding with U iso (H) = 1.2Ueq(C). Owing to poor agreement, one reflection, i.e. (3 3 1), was omitted from the final cycles of refinement. The absolute structure was determined based on differences in the Friedel pairs included in the data set.
Comment
The crystal and molecular structures of the title compound, Ph 3 SnI·O=PPh 3 , (I), were determined as part of an on-going investigation of oxide adducts of organotin species, such as phosphineoxide [6] , arsineoxide [7] and sulphoxide [8, 9] . The molecular structure of (I) is shown in the figure (70% displacement ellipsoids) . The tin atom exists within a C 3 The molecular packing of (I) is largely devoid of directional interactions. The only notable interaction is an endon Sn-I· · · π(phenyl) interaction [Sn-I1· · · Cg(C31-C36) i : I1· · · Cg(C31-C36) i = 3.8518(8) Å with angle at I1 = 154.14(2)°f or symmetry operation (i) −1 + x, y, −1 + z]. The mode of association leads to the formation of a linear supramolecular chain along [1 0 1].
A further evaluation of the molecular packing was made by calculating the Hirshfeld surfaces and full and delineated two-dimensional fingerprint plots for (I) using Crystal Explorer 17 [11] and literature protocols [12] . The two most dominant surface contacts, comprising over 90% of all contacts, are H· · · H [64.4%] and C· · · H/H· · · C [23.1%].
The contacts involving iodide are I· · · H/H· · · I [6.9%] and I· · · C/C· · · I [2.0%], with the only remaining contacts being of the type C· · · C [0.7%].
The crystal structures of the chloride (II) [13] and bromide (III) [14] analogues of (I) are known. Crystals of the reported (I)-(III) are not isostructural. In (II), C-H· · · π(phenyl) and C-H· · · Cl contacts are noted. However, in (III), no directional interactions are apparent.
